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MeTonoM aTOMHO-30HIOBOM ToMOTpaduu NCCIeI0BaNIOCh BIUSHAE TEPMUIECKOTO CTapeHMST Ha HAaHO-
CTPYKTYpPY TPeX IMCIIEPCHO-YITPOUYHEHHBIX OKCUIAMM CTaJleil C pa3IMYHBIMU CUCTEMaMMU JIETUPOBAHUSI:
Eurofer ODS, 10Cr ODS u KP-3 ODS. UccnenyeMble cTaau BbiaepxuBaauch rnpu 650°C B TeueHue
500 1 1000 4. Bo Bcex cocTossHUSX OOHApPYKEeHBI HAaHOpa3MepHBIe KJIacTephl, oborameHHble o Y, O u
Cr, a takxe 1o V, Ti u Al B 3aBUCUMOCTU OT CUCTEMBI JIerupoBaHus ctanu. McciaenoBaHrue HAaHOCTPYK-
TYpBI CTajIeil Mocjie TepMUUECKOro ctapeHus B TeueHue 500 4 Bo BCex CTaIsSIX MoKa3aao 3HAUMTeIbHbII
POCT 00BEMHOM MJIOTHOCTH KJIaCTepOB, B TO BpeMs Kak rmocsje 1000 u ctapeHust ux o0beMHasl INIOTHOCTh
(uucrno KnacTepoB B equHMIlEe 00beMa) yMeHbInanach B Eurofer ODS u 10Cr ODS, wnu coxpaHsiiach Ha
toM ke ypoBHe B KP-3 ODS. ITocne 500 4 crapenus Habmomaercsa coxpanerue (10Cr ODS, KP-3 ODS)
wm yBenmmaeHue (Eurofer ODS) cpemnero pasmepa kiactepos, a ripu 1000 9 cpemHuii pasmep coxpa-
Hsuics B Eurofer ODS u 10Cr ODS wnu ucnbiThiBan Heboublnoe ymeHbieHue B KP-3 ODS. Ananus
M3MEHEHMST HAHOCTPYKTYPhI IToKa3ajl CHayajla poCT 00bEMHOM MJIOTHOCTU KJIaCTePOB (IMPU COXpaHEHUU
WJIN POCTE CPETHETr0o pa3Mepa) BO BCEX CTaJISIX IPU JUTUTETbHOCTH cTapeHus 1o 500 4, COOTBETCTBYIOIINIA
CTaJuu 3apoXaeHUs HOBBIX KiacTepoB. Ilocie ctapeHus B TedeHre 1000 4 oOHapykeHO YMEHbIIIEHNE
00BEMHOI TJIOTHOCTH, YTO COOTBETCTBYET CTaIUM KoasleClieHIMU. JJaHHbIle 3aKOHOMEPHOCTU TaKKe
TMOATBEPXKIAIOTCS aHATIM30M M3MEHEHUSI KOHIICHTPAIINHA XUMUYECKHX DJIEMEHTOB B MaTPUIIC.

Knrouegnie crosa: KJIacTCphbl, aTOMHO-30HI0BasA TOMOl"pa(iJI/ISI, JUCIICPCHO-YIIPOYHCHHAA OKCHMaaMu CTajlb,

TEPMUYECKOE CTapeHUe
DOI: 10.31857/50015323025010073, EDN: BZSJGJ

BBEAEHHUE

HucnepcHo-ynpoyHeHHble okcumamMu  (JIYO)
CIUIaBbl U CTalM JIEMOHCTPUPYIOT MPEBOCXOAHYIO
BBICOKOTEMIIEPATYPHYIO MPOYHOCTh TMPU pacTsKe-
HUM U COIIPOTUBJIEHNUE MOJI3YYeCTH IO CPAaBHEHUIO C
TPpagVUIIMOHHBIMA cTarsgMu [1—3]. JlaHHBIH pakTOp
nenaet YO cranu KkpaliHe mpuBJieKaTeJIbHBIMU JJIST
MPUMEHEHUs KaK IPU MOBBIIIEHHBIX TEPMUUECKUX
Harpyskax (HarmmpuMep, B KaueCTBE MaTepUajioB Typ-
OuH aBurateseii [4]), Tak 1 Py KOMOMHUPOBAHHbBIX
TEPMUYECKUX U paauallMOHHBIX BO3AEHCTBUSIX (B
KayecTBe MaTepHaIOB IePCIEKTUBHBIX SIAEPHBIX U
TEPMOSIEPHBIX SHEPTETUYECKHUX YCTAHOBOK [5, 6]).
IToBbIlIEHHBIE XapaKTEPUCTUKU XKAPOIIPOUHOCTU U

58

pammannoHHoM cToiikocT J1YO craneit obecrnieun-
BalOTCSl HAJIMYMEM B UX CTPYKTYpe OO0JIbIIOro yucsia
pPaBHOMEPHO pacHpeneeHHbIX OKCHIHBIX YaCTHUIL
[4, 7, 8]. YuutbiBast 3Ty 0COOEHHOCTh, BaXXHBIM SIB-
JISICTCSI MCCIIENOBaHNE CTAOWIBHOCTU IMCIIEPCHBIX
BKJIFOUCHUI B YCIOBUSIX, XapaKTEPHBIX TSI KCILIY-
aTalluu.

B pesynbraTe KOMIJIEMEHTApHBIX UCCENOBAaHUI
METOJaMU TMPOCBEUYMBAIOLIEH 3JEKTPOHHOW MMU-
kpockonuu (ITOM), aToMHO-30HIOBOI TOMOTpa-
¢rm (A3T), MaOyIIIOBOTO paccesTHUST HEHTPOHOB
(MYPH) n ManoyrimoBoro peHTTeHOBCKOI'O pacce-
aaust (MYPP) ycranoBneHno, yrto B matpuie AYO
cTaJieil MPUCYTCTBYIOT HE TOJbKO MEJIKME OKCUIHBIE
yacTtuupbl (<10 HM), HO 1 HAHOpa3MepHBIE KIaCTepPbl
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(<4 uMm) [9—14]. XoTa KIacTepbl BHOCST MaJIbIi
BKjIad (OTHOCUTEIBHO OKCHUIHBLIX YacTHII) B Me-
XaHn4eckue cBoiictBa JIYO-crniaBoB B UCXOTHOM
cocrossHuu [15, 16], OHM MOTYT BBICTYIIaTh B POJIK
LEHTPOB 3apOXIeHUs OKCUIHBIX dacTtull [17, 18],
YTO BaXXKHO JIJIsl O01IIel i cTaOMIBbHOCTH HAHOCTPYKY-
pol JIYO-matepuanoB B YCIOBUSIX 3KCIUTyaTalldu.
IIpu 3TOM yCTaHOBJIEHO, UTO B Ipoliecce obJIyye-
HUS TIOI BIUSIHUEM TEPMMWYECKHU- W paJgualiioOH-
HO-MHIYLIMPOBaHHOU U dy3un MPOMCXOIUT B3a-
MMOJIECTBUE OKCUIOB M KJIACTEPOB, MPUBOISIIICE
K 3apOXIEHUIO MEJIKUX OKCHAOB M3 KJIACTEPOB U
TE€M CaMbIM K CTaOMJIM3aIIUM TTOACUCTEMBI OKCUIOB
[19, 20]. Takum oOpa3oM, KiacTepbl UTPAIOT KO-
YeBYIO poJib B coxpaHeHur cBoicTB JAYO-craneii B
YCIIOBUSIX paIvallMOHHBIX Harpy3ok. CTOUT OTMe-
TUTh, YTO MCCIICAOBAHMS BIUSIHUS OOIYIeHMSI, KaK
MIPaBWIO, IIPOBOMSTCS IIPU TeMIIEpaTypax B IIpeme-
nax ~ 500°C (cm. Hamp. [19, 20]), 4TO HIKE BepXHEH
rpaHULBI IIPEAIIOIaraeMoro TeMIIEpaTypHOTO MH-
TepBaja skcruryaTanuu JIYO-craseii B mepcrneKTuB-
HBIX SIAEPHBIX IPUIIOKEHMSIX, IIe IpearoaaraeTcs
SKCIUTyaTallisl BIUIOTH A0 Temiieparyp 650—700°C
[21-23]. C yuyeToM BaxKHOCTM BIMSIHUSI KJIACTEPOB
Ha CcTaOuIBbHOCTDL Bceil cucteMbl JIYO-matepuana
HEOOXOIVMMO PacCMOTPETh BIMSIHUE TTOBBIIIIEHHBIX
TeMIlepaTyp Ha CBOMCTBa MaTepHaia.

Ilenp HacTosIIIEH pabOTHI — MPUMEHEHUE aTOM-
HO-30HA0BOM ToMOorpaduu JAJjisl aHaIM3a MOBEAeHMS
HYO-craneii npu TepMrUYECKOM cTapeHuu. s mc-
ciaeqoBaHusl BeIOpaHa Temmepatypa 650°C, orbe-
yaolas BepxXHEMYy AWAIla30Hy TeMIleparyp IIpH-
MeHeHus AYO-craneil B epCreKTUBHBIX SASPHBIX
SHEPreTMIEeCKUX YCTAHOBKAX.

MATEPHAJIBI U METObI

HccnenyroTcst mMarepuanbl, pa3paOOTaHHBIE B
Texnonormaeckom nactutyTe Kapmepya (KIT, T'ep-
maHus) — Eurofer ODS [24, 25], KnoTckoM yHU-
Bepcutere (Anonust) — KP-3 ODS [26, 27] u Ko-
peiickom mHcTUTyTe atromHoli sHepruu (KAERI,
Pecniyonuka Kopes) — 10Cr ODS [28, 29]. Bce
AYO-ctanu ObUIM MOJYYEHBI ITyTEM MeXaHUYeCKO-
To JIETUPOBAHUS METaJUIMYECKUX MOPOIIKOB U MO-
poiuika Y,0,. HoMuHanbHBIE COCTaBBbI M3y4aeMBbIX
HYO-craneii npeacraBiaeHbl B Ta0. 1.

Cranp Eurofer ODS neruponana V, 10Cr ODS
comepxut V u Ti, a crane KP-3 ODS nmeruposana
Ti m Al. ConepXaHue UTTpHUS HAXOIUTCS BO BCEX
cransix B guanasoHe 0.13—0.17 at.%, B To BpeMs Kak
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comepXaHue KICIIOpOoaa MPeacTaBIeHO B JOCTATOU-
HO mrpoKoM auarna3oHe ot 0.17 mo 0.37 a1.%.

HcxomHble COCTOSIHMSI JaHHBIX MAaTepHUajoB YXKe
OBUIM paHee MCCIIeNOBaHbl METOOAMM IIPOCBEUMBAIO-
1LIEH 2JIEKTPOHHON MUKPOCKOIIMY U aTOMHO-30HI0BOM
tomorpacduu [30]. B HacToseit padboTe npencraBieHb
pacumpeHHble A3T-gaHHbIe MCXOTHBIX COCTOSTHUI UC-
CJIeNyeMBIX CTajieil, o0ecIeuyrBaloIie YIydIIeHHYIO
CTAaTUCTHKY AETEKTUPOBAHHBIX COOBITHIA.

Hns1 uiccenoBaHusT TEPMUYECKON CTAOMIIBHOCTH
obpasubl uccienyeMbix JAYO-craneil ObLIM cocra-
PEHBI B BEICOKOTEMITEPATYPHOI 3JIEKTPOBAKYYMHOI
neun TVF-1200X. BpeMs HarpeBa OT KOMHATHOIt
temneparypbl (21°C) mo 650°C cocrasisiio 90 Mu-
HyT. O6pasipl Haxoaunuch npu 650°C B reuenue 500
u 1000 4 B Bakyyme 51073 Topp. Ilocie ocTaHOBKU
HarpeBa BpeMs OCThIBaHMs B Bakyyme 5-107° Topp
COCTaBJISIIO 6 4.

HccnemoBanne HaHOpa3MEPHBIX MPELUITUTATOB
B MaTepurajiax IpOBOAUIOCHh METOAOM aTOMHO-30H-
noBoii Tomorpaduu (A3T) ¢ MUKOCEKYHIHBIM Jia-
3epHBIM HcIapeHneM Mwukpockorax ITA3JI-3D
n ATJIA3 [31]. Huskag Ttemmiepatypa (40—50 K) B
COYETAaHUM CO CBEPXBBHICOKMM BaKyyMOM M BBICO-
Koii sHeprueit nasepa (0.1—1.2 Mx/I>x) obecneunin
CHIXKeHMe (DOHOBBIX IIYMOB. JlazepHBIil NCTOYHUK
MoJaBaj UMITYJIbCHI JJIMTENIbHOCTBIO 10 1c Ha min-
He BosHBI 355 HM (ITA3JI-3D) u 532 uMm (ATJIA3)
¢ gacroroii 100 kIt [32]. UcrmapeHue cocTaBisiio
oT 5 mo 50 atomoB Ha 1000 ;a3epHBIX UMITYJIHCOB,
a MOIITHOCTH Jla3epa Moa0Hpaiiach TaKUM 00pa3oM,
yToOBI OTHOLIEHUEe MoHOB Fe''/Fe' Haxommioch B
nuamna3oHe oT 100 1o 1000 OTHOCUTENbHBIX EAUHMUII.

st TToAroTOBKM 00Opa3LoB 11 aTOMHOM 30H-
NOBOI ToMorpad®uu M3 HMCXOOHBIX 3arOTOBOK BBI-
pe3anch wrabuku pasmepoM 0.3X0.3X10 mm>.
HanpHeliliee yTOHeHHE OOpPa3loB IIPOBOIUIIOCH
CTAaHIAPTHBIMU METOHAMM  3JIEKTPOXUMHUIECKOTO
MOJIMPOBAaHUS I (DOPMUPOBAHUS KOHYMKA 00-
pasua ¢ paguycom 3akpyrieHus: 15—50 um. Kaue-
CTBO TIOJYYEHHBIX OOpa3lOB KOHTPOJMPOBAIOCH
Ha MPOCBEUYMBAIOLIEM 3JEKTPOHHOM MUKPOCKOIIE
JEOL 1200 EX.

Anamm3 A3T-maHHBIX BKITIOYall MAeHTHU(UKA-
LU0 MAacC-CIIEKTpa, PEKOHCTPYKIWIO W aHajIu3
TPEXMEPHOTIO pacIpeAesIeHAS XMMUIEeCKIX JIEMEH-
TOB B 00pasliax ¢ UCIIOJb30BaHUEM ITPOrPAMMHOTIO
obecnieueHust KVANTM-3D [33]. [Iist Kaxkaoro co-
CTOSIHUS OBLIO TIOJy4eHO He MeHee IBYX 0ObEMOB C
pa3smepamu 30X30%500 Hm3.

Taomna 1. Xumudeckuii coctaB uccienyeMbix YO craneit, at.% (6anaHc o Fe)

Marepuan Mo Al Ni Mn Cr \\4 Y O Ti \Y C N | Ar Si
Eurofer ODS | — — 0.02 | 0.39 9.81 03410131034 — |0.22]|040|021| — |0.06
10CrODS | 0.57 - — 0.50 | 10.64 — 017 | 017 { 0.29 | 0.11 | 0.60 | 0.02 | 0.01 | —
KP-3 ODS — 6.40 — — 13.82 [ 0.55]0.16 | 0.37 | 018 | — |0.21 | — — —
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WM Cr Mn V C N O W Y

Puc. 1. AToMHBIE KapThl pacipeneaeHuss XMMUYECKUX DJIEMEH-
TOB B HcciiefoBaHHOM oobeMe ctanu Eurofer ODS mocie cra-
penust rpu 650°C B Teuenue 500 .

PE3VIJIBTATbI

A3T-anamm3 ucxomaoro coctossaug A YO-craneit
BBISIBUI CYILIECTBEHHOE YKCJI0 HAHOKJIACTEPOB, UMe-
IOLIMUX pa3Mep B AuanazoHe 2—4 HM, 00oraiieHHbIX
no Cr, Y, O, atakxe o Ti, Vu Al, B 3aBUCUMOCTU OT
cucteMmsl ternpoBanud [30]. B cramm Eurofer ODS,
He conepxanueil Ti, B Ki1acTepax pUCYTCTBYET 3Ha-
yuTeIbHOe KondyecTBo BaHaaud. B cranu 10Cr ODS,
conepxaiueit Vu Ti B cpaBHUTEIbHO OJM3KUX KOH-
HEeHTpalNIX, KIACTephl IIPEUMYIIECCTBEHHO 000-
rameHsl 1o Ti. B ctamm KP-3 ODS, conmep:xareit
B ~30 pa3 6omble Al o cpaBHeHuIO ¢ Ti, KiacTepbl
TeM He MeHee MPEeUMYILIeCTBEeHHO oOoralleHbl 1o Ti.
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Puc. 2. AToMHbIe KapThl pacipeneaeHusi XMMUYEeCKUX DJIeMEeH-
TOB B HcciiefoBaHHOM oobeMe ctanu Eurofer ODS mocie cra-
penus pu 650°C B teuenue 1000 y.

IToce mpoBeneHHOTO TEPMUYECKOIO CTapeHUs
npu 650°C B IYO-cransx Obut 0oOHapyKeHbI Kja-
CTepBI, OOOTalIeHHbBIE TI0 TEM XK€ 3JIeMEeHTaM, 4ToO 1
KJIacTephbl B UCXOMHBIX cocTosIHUAX. Ilpu 3ToM mpu
crapenur B TedeHue 500 1 B Eurofer ODS cpen-
HUI pa3Mep KJIacTepOB YBeIMYMBaeTcs B 2 pasa Jio
4 + 1 iM, a X 0ObeMHas TNIOTHOCTD BEIpacTaeT B 1.5
paza 10 48 x10?2 m~3. [1pu TepMUYECKOM CTapEHUU B
teueHue 1000 u cpeqHuii pa3Mep KJ1acTepOB COXpaHsI-
eTCsl, a 00BbeMHasI IDIOTHOCTh YMEHBIIIaeTcs B 1.3 paza
10 37%10%2 M3, ATOMHBIE KapThl pacrpene/ieHus Xu-
MMYECKMX DBJIEMEHTOB B MCCISIOBAaHHOM OOBeMe
ctam Eurofer ODS mocite TepMudeckoro crapeHus
npeacTaBlieHbl Ha puc. 1, 2, pacripeneneHus KiacTe-
pOB II0 pa3Mepy (HOPMHMpPOBAHHBIE Ha OOBEMHYIO
IUIOTHOCTB) — Ha puc. 3. Takke Ha puc. 3 11 cpaB-
HEHUSI TIPEICTaBICHO pacIlpeneieHre KIacTepoB 110
pasMepy B UCXOJIHOM COCTOSTHUM.

VicxomHoe cocTostHUe
[Tocne 500 4 crapeHust

[Tocne 1000 u ctapeHust

6 8 10

Pa3mep kiiactepoB, HM

Puc. 3. Pacnipenenenust kiaactepoB no pasmepy B ctaau Eurofer ODS B MCXOTHOM COCTOSIHUM, TTOCIE
tepmuueckoro crapenus rnpu 650°C B reuenue 500 4 1 1000 .
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10 HM

Cr C o Y Mo v Ti

Puc. 4. AToOMHbBIe KapThl pacrpeeneHuss XMMUYECKHUX JIeMEeH-
TOB B uccienoBaHHoM oobeMe ctamu 10Cr ODS mocne crape-
Hus nipu 650°C B Teyenue 500 y.

IIpu TepMuyeckoMm crapeHun B TedeHue 500y
npu 650°C B 10Cr ODS cpenHuii pa3mep Kiacre-
poB coxpaHsieTcs (4 = 1 HM), IpY 3TOM MX 00bEM-
Hasl IJIOTHOCTh BeIpacTaeT B 1.3 pasza g0 21 X102 M.
IIpu Tepmuueckom crtapeHuu B TedeHue 1000 g
CpenHuii pa3Mep KJIacTepOB COXpaHSETCs, a 00b-
€MHasl TUIOTHOCTh YMEHBIIIAETCS 10 3HAYEHUsI, T10-
JIy4EeHHOTO B HMCXOIHOM COCTOSIHMM (B IIpemeliax
pa3dpoca). ATOMHBIE KapThl pacpeneIeHus XUMU-
yeckux 3jeMeHToB B ctaau 10Cr ODS nocne tep-
MHWYECKOTO CTapeHUs IpeIcTaBiIeHbl HA pucC. 4—5,
pacrpezesieHUsI KJIaCTEpOB 110 pa3Mepy — Ha puc. 6.
Jnst cpaBHEHMSI TakXKe Ha pHUC. 6 IMpeAcTaBIeHO
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10 HM

Cr C O Y Mo v Ti

Puc. 5. AToMHBIE KapThl pacIipeae/icHs XMMUYECKUX DJIEMEH-
TOB B ucciaegoBanHoMm oobeMe craau 10Cr ODS nocne crape-
Hust ipu 650°C B Tederue 1000 .

pacnpeneyieHre KIacTepoB 110 pa3Mepy B UCXOTHOM
COCTOSIHMU.

IIpu TepmuyeckoM crapeHuu B TeyeHue 500 4
npu 650°C B KP-3 ODS cpennuii pa3mep Kiiacte-
poB coxpaHseTcs B npenenax 4 £ 1 HM, TPy 3TOM
ux o0ObeMHasl TUIOTHOCTh BhIpacTaeT B 1.3 pa3a 1o
60 x10?? m~3. [Tpu TepMUYECKOM CTapEHUU B Teue-
Hue 1000 ¥ cpengHUit pa3Mep KJIacTepoB YMEHbIIIA-
ercs1 10 3 £ 1 HM, a 0ObeMHasI MJIOTHOCTh He3HAYU -
TeJIbHO yBeanuuBaeTcs a0 62 X 102m~3 (B mpenenax
pa3odpoca). ATOMHBIE KapThl pacIpenelIeHUs XUMU-
yeckux s1eMeHToB B ctanu KP-3 ODS nocie tep-
MHWUUYECKOTO CTapeHUsl TIpeldcTaBieHbl Ha puc. 7, 8,
pacrpenesieHrs KIacTepoB MO pa3Mepy, B TOM YHC-
JIe B ICXOIHOM COCTOSIHMU, — Ha puc. 9.

B T1abn. 2 mpencrtaBieHO cpaBHEHUE KOJIMYE-
CTBEHHBIX XapaKTepHCTHK KJIacCTepOB B HCXOI-
HOM COCTOSSHMM U TIOCJIE TEPMHMUYECKOTO CTapeHUS
npu 650°C no 500 y u 1000 4. ITonpoGHOEe cpaB-
HEHMe OOOoraleHMsI KJIacTepoB (pa3sHHUIIA MeEXIy

Tabmmma 2. XapaktepHble pa3Mepbl 1 00beMHas INIOTHOCTD KJIACTEPOB, 00HAPYKeHHBIX ¢ ToMoIIbio A3T B IYO-cramsax
nociie tepmudeckoro crapenus rmpu 650°C B reyenne 500 n 1000 u (MpuBeneHBI CpeNHEKBAAPATUYHBIE OTKJIOHEHMSI, B
00BbEMHOM IJIOTHOCTH yKa3aHa CTaTUCTUYECKasl OLIIMOKa, oIpeesisieMast YMcJIoM OOHapYKeHHBIX KJIaCTePOB)

C . O0BbeMHas TNIOTHOCTH KJIACTEPOB,

penHuii pasMep KJIacTepoB, HM 102 3
Marepuan | Tun x1acTepos HcxonHoe 650°C, 650°C, HcxonHoe 650°C, 650°C,
COCTOSIHUE 500 4y 1000 y COCTOSIHUE 500 4 1000 y
Eurofer ODS Cr—-Y-0-V 2+1 4+1 4+1 32+5 48 £3 37+5
10Cr ODS Cr—Y-O-Ti 4+1 4+1 4+1 16 +2 21+2 15+2
KP-30DS |Cr—Y—O-Ti—Al 4+ 1 4+1 3+1 45+4 60 £ 3 62+5
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4.0

35

3.0

2.5

2.0
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O6BbeMHas IJI0THOCTh, 10?2 M~3

1.0

0.5

0.0

HcxonHoe coctosiHue
ITocae 500 4 crapeHust

ITocae 1000 g crapenns

6 8 10 12

Pasmep kiactepoB, HM

Puc. 6. Pacnipenenenus kinactepoB no pasmepy B ctaaud 10Cr ODS B cxonHOM COCTOSIHMU, IOCJIE TepMUYe-

ckoro crapenus rpu 650°C B reuenue 500 4 u 1000 u.

10 am

Cr C O Y Ti Al

Puc. 7. AToMHbBIE KapThl pacIipeaeicHs XMMUYECKUX DJIEMEH-
TOB B uccienoBaHHoM oobeme ctanu KP-3 ODS mnocine crape-
Hus rpu 650°C B Teyenue 500 4.

KOHIIeHTpalneil 3jieMeHTa B KJlacTepax M ero KOH-
HeHTpaIrei B MaTpHIIe), a TAKKE COCTaBa MAaTPUILIEI
JO W TIOCTie TePMUYECKOTO CTapeHUs IpeIcTaBie-
HbI B Taba. 3 1 4 cooTBeTcTBeHHO. OTpUlIaTeIbHOE
oOoraiieHue B Tabja. 3 oTBeyaeT MEHbIIEMY COAEP-
JKaHWIO 3JIeMEeHTa B KJIacTepax B CpaBHEHWHU C €TO

DOU3NKA METAJIJIOB U METAJILTIOBEAEHME

10 amM
Cr C (0] Y Ti Al

Puc. 8. AToMHbBIE KapThl pacIipeae/icHs XUMUYECKUX dJIEMEH-
TOB B uccienoBaHHoM oobeme ctanu KP-3 ODS mnocne crape-
Hust ripu 650°C B reuenue 1000 4.
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HcxonHoe cocrosiHUE
ITocne 500 u ctapeHus

ITocne 1000 u ctapeHus

6 8 10 12

Pasmep kiractepoB, HM

Puc. 9. Pacnipenenenust kiactepoB 1o pa3Mepy B ctayi KP-3 ODS B MCXOTHOM COCTOSTHUU, TTOCIE Tep-
muueckoro crapenus npu 650°C B teuernne 500 4 u 1000 y.

Ta6mma 3. O6oraieHue KiactepoB B ucciienyeMbix J1YO-cTansix B MCXOTHOM COCTOSTHUU M ITOCJIe TEPMUYECKOTO CTape-
Hust ipu 650°C B TeueHue 500 u 1000 4, at.% (npYBeAeHBI CpeIHEKBAIPATUYHbBIC OTKIOHEHMSI)

Martepuain Eurofer ODS 10Cr ODS KP-3 ODS
BHeMeHTCOCTOHHMG HcxonHoe| 5004y | 10009 |McxomHoe| 5004 10004 |[McxomHoe| 5004 1000 u
Fe —43+6 [-36X£3|-29+£10] —22£11 |-36x11|-24+6| —20£5 | —24£7 | -31%x5
Cr 10£1 6+3 7+4 4+2 4+2 3+2 3+2 3+£2 7+3
Y 12+3 | 4£2 | 4+£1 3+£2 3+1 3+2 2+1 4+1 4+£2
(0] n+2 | 9+1 7x1 7+4 16 =4 9+3 82 2+1 2+2
Ti — — — 6+3 104 813 712 9+1 7+£3
A% 812 13£5| 75 |08+x04| 1x1 |06x04 — — -
Al — — — 02+0.2]03x0.1| 0.8%+0.8
conepxxanueMm B Marpuile. B Eurofer ODS, ¢ yBenu- OBCYXJIEHUE

YEeHHEM BPEMEHM TEPMUUYECKOTO CTapEHMSI, KOHIIEH-
Tpauysg O 1 Y B MaTpulie U oOoraiieHue B KjiacTe-
pax ymeHbiaetcs. B 10Cr ODS konuentpauus O, Y
u Ti B MaTpulle C yBEIMUEHUEM BPEMEHU CTapeHUS
yYMEHbIIIaeTcsl, a B KjacTepax obOorailieHue Bo3pac-
taeT Toabko 1Mo O u Ti. B KP-3 ODS nipu crapenun
koHueHtpauust O, Y u Ti B MaTpulle BO3pacTaeT, a B
KJIacTepax Bo3pacTaeT oborameHue ToJbko mo O n'Y.

OU3NKA METAJIJIOB 1 METAJIJTOBEJEHUE
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HccnenoBanue metronom A3T mokasajo Ha-
JIMYME CYIIECTBEHHBIX M3MEHEHUWI B IOICHCTEME
KJIaCTEpOB B IIPOLIECCE TEPMUYECKOTO CTapEeHHUSI.
W3MeHeHMe cpemHero pa3Mepa U 0ObeMHBIX TUIOT-
HOCTE KJIaCTEPOB IIpH YBEIMYESHUU BpeMEHU Tep-
MUYECKOTO CTapeHUS OT MCXOTHOTO COCTOSTHUS JIO
100094 mpu 650°C mnpencrasiedsl Ha puc. 10 u 11
cootBeTcTBeHHO. B Eurofer ODS wnabmomaeTcsa
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Taommna 4. CpegHye KOHLIEHTPALMY XMMUYECKUX 3JIEMEHTOB B MaTPHUIIE 0 M ITOCJIE TEPMUUYECKOTO cTapeHus rpu 650°C
B Teuenue 500 u 1000 4, a1.% (MpUBEAEHBI CPETHEKBAAPATUYHBIE OTKIOHEHUS)

Marepuan Eurofer ODS 10Cr ODS KP-3 ODS
CocrostH1e
WUcxomnoe| 500y 1000 HcxomHoe 500 g 1000 4 WcxonHoe 500 g 1000
DJIeMeHT
Fe 895 90+ 1 91+1 90+ 1 91+2 92+1 8212 84+ 1 86+1
Cr 100+1 912 9+1 8§+ 1 8+1 71 17£2 15+1 14+1
Y 0.1£0.1 {0.02£0.01|/0.01£0.01| 0.2£0.1 |0.07%0.07|0.04%0.01|0.02+£0.02(0.07 £ 0.01/0.05%0.04
(0] 03+01] 01%+01 {0.04£0.01| 01£0,1 | 02£0.2 {0.01£0.01{0.01£0.01| 0101 | 0.2£0.1
Ti - - - 0.07£0.01{0.06 £0.06{0.02%0.02|0.01 £0.01|0.07 £0.06{0.07 £ 0.01
\'% 02+£01]02£01 | 01£0.1 0.1£0.1 — - - - -
C 0.06 £0.01{0.04 £0.02{0.02+0.01|0.05£0.03| 0.1£0.1 [0.05%0.03{0.02+0.01| 0.1£0.1
N - 0.07£0.01{0.06 £0.01 |0.01 £0.01|0.01 £0.01 {0.01 £0.01 - -
Mn 04+011]03£01 | 03£01 | 07£01 | 0.3£03 | 04£0.1 - - -
Mo - - - 04+01 | 04£02 | 0.2%0.1 - - -
W 0.3%£0.1 [0.03£0.01/0.05%0.02 - - — 0.3£0.1 [0.04£0.01| 0.1£0.1
Al - - - - - 0.06 £0.01 {0.03 £0.01]0.06 = 0.01
6
5
= 4
T
o
(&)
=
e
o
0=
E 3
5y
o
@)
2
Eurofer ODS
10Cr ODS
KP-3 ODS
1
Hcxonnoe 500 4 1000 4

Puc. 10. 3aBrucumMocThb CPEAHETO pasMepa Ki1aCTEPOB OT CTCIICHU TEPMUYECKOI'0O CTapCHUA.

(puc. 10) 3amMeTHBIN pOCT CpeoHEro pasmepa Kia-
crepoB Cc 2 + 1 10 4 = 1 HM TIpU CTAapeHUU B TeUe-
Hue 500 4, a 3aTeM coxpaHeHHUe pa3Mepa J0 KOHIIa

DOU3NKA METAJIJIOB U METAJILTIOBEAEHME

Tepmudeckoro crapenusi, B 10Cr ODS pa3mep co-
xpaHseTcsd ~4 + 1 HM BO BceM Auaria3oHe BpeMeH
ctapeHus, B To BpeMd Kak B KP-3 ODS cpegnmit
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Puc. 11. 3aBUcUMOCTb 0OBEMHOI IUIOTHOCTU KJIACTEPOB OT CTEIMEHU TEPMUYECKOTO CTAPEHUSI.

pa3mep ctadbuiieH (~4 = 1 um) mo 500 4 U1 HEMHOTO
yMmeHbinaercsd (mo 3 + 1) mpu yBeIuYeHUNW BpeMe-
au crapeHus 1o 1000 9. [Tpy 5TOM CTOUT OTMETUTD,
YTO BO BCEX TpexX crayisax mpu goctrkeHuu 1000 4
ctapeHust (puc. 3, 6 1 9) Oosble He HAOIIOAAIOTCS
KPYITHbIE KJacTephbl (> 6—9 HM), KOTOpHIE BCe €lle
npucyrcTBoBanu mmocie 500 u.

OCHOBBIBasICh Ha M3MEHEHHUSIX KOJMYECTBEH-
HBIX M KaUeCTBEHHBIX XapaKTePUCTUK KJIACTEPOB U
KOHIICHTpalllii XUMUYECKUX DJIEMEHTOB B MaTpHUIle
uccienoBaHHbIX JYO-craneii (Tadma. 2 u 4), MOXHO
ClesaTh BBIBOABI OTHOCUTEIBHO MPUPOIbI U3MEHE-
HUI B MoAacucTeMe KjacTepoB. s 3Toro mpose-
JIeM OLIEHKY 00beMa MaTepualia, 3aKJII0OUYEHHOIO B
kiaacTepsl, 4/37R* x N, tne Ru N — panuyc 1 00b-
€MHasl IJIOTHOCTh KJIaCTePOB COOTBETCTBEHHO. B
pesynbrare ctapeHus npu 650°C, 500 g B Eurofer
ODS o0beM MmaTepuana B KJIacTepax CYILIECTBEH-
HO BO3pacTaeT B CpaBHEHMU C MCXOOHBIM COCTOSI-
HUEM, UTO TakKXKe COIIPOBOXIAETCS XapaKTePHBIM
yMeHbllIeHueM KojaudectBa Y u O B MaTpule, OT-
BEYAMOIIMM CTaJAuu 3apOXACHUS U pocTa Kiacre-
POB M3 IIEPECHIIIICHHOIO PacTBOpa MaTpUIIbl. AHA-
sornuyro B 10Cr ODS nHabmomaercss pocT o0IIero
o0beMa KJIaCTePOB MPU YMEHBIIEHUU CONepKaHUs
Y u Ti B maTpulie, YTO COOTBETCTBYET TEHACHLIWMU,

OU3NKA METAJIJIOB 1 METAJIJTOBEJEHUE
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XapaKTepHOM IJIs1 CTaayM 3apOXICHUS U pOCcTa Kiia-
crepoB. B KP-3 ODS Takke HabmtomaeTcs yBeanye-
HIE€ CYMMapHOTo 00beMa KJIacTepOB, HO IMIPU 3TOM
MPOUCXOIUT yBenuueHne comepxkanusg Y, O u Ti B
MaTpulie, YTO BO3MOXHO, KOTIIa, IOMUMO 3apOXKIe-
HUS U pOCTa KJIacTepOB, IPOMCXOOUT BBIIEICHUC
YKa3aHHBIX 3JIEMEHTOB 3a CYET PacTBOPEHMSI OK-
cnaHblx yactuil. [loce ctaperns B teaenue 1000 g
B Eurofer ODS, 10Cr ODS u KP-3 ODS na6mona-
€TCsl CHIXKEeHUE o0beMa KJIaCTepOB B CPaBHEHUM C
500 4 npu nanbHeiIleM YMEHbIIEHUN CONePXKaHUS
COOTBETCTBYIOIIMX 2JIEMEHTOB B MaTpuUIle. YMEHb-
IIeHHe 00beMa KJIaCTepOB IPU YBEIUUCHUU BpeMe-
Hu ctapeHus ot 500 1o 1000 4 peAnoa0XKUTETbHO
CBSI3aHO C TpaHchopMalreil KPYITHBIX KJIACTEPOB B
OKCUIHBIC YACTHUIIBI.

ComracHO pe3ylsraTaM MOISIMPOBAHMSI, BHI-
MOJTHEHHOTO B pabote [34], KpUTUUECKUIT paguyc
3apoxaeHus ajs kiaactepos tuia Y—O u Y-Ti—O
Haxoautcsd B npenenax 2 HM. Ilocie yero, cornac-
HO [35], aKTMBHYIO pOJIb WTpPaeT KOaJIeCICHIINS
(nmm Ostwald ripening B aHTIOSI3BIYHON JINTEpATy-
pe) [1,8, 13, 36]. JlaHHast 3aKOHOMEPHOCTL IOJI-
HOCTBIO COIVIACyeTCs C pe3yiabTaTaMu, MOJIydeHHBI-
MU B HacTosIei padore misa craneil Eurofer ODS
n 10Cr ODS. B Eurofer ODS (xnacrepsr Y—O)
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nocne crapeHust B teuenure 500 4 npu 650°C Ha-
OyromaeTcs pe3koe yBeIWYeHHe CPeaHero pasMepa
(04 £ 1 HM) U 0OBEMHOI ITIOTHOCTU KJIacTePOB
(B 1.5 paza), 4TO COOTBETCTBYET CTaAWM 3apOXKIe-
HUs, a npu ctapeHuu B TedeHue 1000 4 coxpaHseT-
cd CpemHUI pa3sMep IPU YMEHBIICHUM OO0BEeMHOM
ioTHOCTH (B 1.3 pasza), 4yTo yKa3bIBaeT Ha Mepexo
0oJiee KPYITHBIX KJIACTEPOB B OKCHUIHBIC YACTHUIIHI.
B 10Cr ODS cpemnmit pasmep Y—Ti—O ximacte-
poB ctrabuneH (4 = 1 HM), B TO BpeMsI KaK 00beM-
Hasl TUIOTHOCTb CHavajia yBenuuuBaetcd (B 1.3 pa3a
npu 500 4), a 3aTeM ymeHbInaetcs (B 1.3 pasa npu
1000 4), 9yTO TaK>Ke XOPOILLIO OMMUCHIBAETCS MOJEJIbIO,
BKJIIOYAIONIEH CTaaUM 3apOKICHMSI, POCTA U ITOCIIE-
nytomeit koanecueHuun |34, 35]. [loBemenne ctanu
KP-3 ODS otmnmnuaercs: mpu 500 9 crapeHus cpen-
Hee 3HaueHUEe pa3Mepa COXpaHsSeTCs B Ipenesax
4+ 1 HM NpU yBeJIUYEHUU OOBEMHOM TJIOTHOCTHU
(B 1.3 paza), Ho 3aTeM nipu 1000 4 yMeHbIIIaeTCs 10
(3 = 1 HM) ¢ coxpaHeHHEM OOBbEMHOI MIOTHOCTH.
HanHoe M3MeHEHNE MPEIIIOJIOXUTEILHO CBI3aHO C
npeobpazoBaHUEM 0o0Jiee KPYITHBIX KJIACTEPOB B OK-
cuabl. [IpoBepka 3TOrO yTBEepKIaeHUs TpeOyeT O0-
MOJIHUTEIbHBIX UCCIeN0BaHUS MeTonoM T1OM.

SAKIIIOYEHHUE

IIpoBeneHO wccienoBaHWEe METOOAMM AaTOM-
HO-30HAOBOII ToMorpapum mepecTpOKN HaHO-
CTPYKTYpPbl JUCIIEPCHO-YIIPOYHEHHBIX OKCHUAAMM
craneii Eurofer ODS, 10Cr ODS u KP-3 ODS ¢
pa3IMYHBIMUA CUCTEMaMM JIETUPOBAHUS B PE3YIlb-
TaTe TEPMUUYECKOTO cTapeHus rnpu 650°C B TeueHUe
500 u 1000 y.

ITocne crapenns J1YO-craneii BTeuenne 500 4 00-
HapyxkeHbI: Kiactepbl Cr—Y—0O ¢ pasMmepamn ~ 4 HM
U 00BEMHOM IIOTHOCThIO ~ 48%10%2 M~ B Eurofer
ODS, xnacrepbl Cr—Y—0O—Ti co cpenHuM pa3Mepom
~4 HM U 00BEMHOI TUIOTHOCTBIO 21X 102 M3 B cTa-
Ju 10Cr ODS u xnactepsl Cr—Y—0O—-Ti pa3zmepamu
~4 HM 1 00BbEeMHOI IIOTHOCTHIO 60X 1022 M~ B cTamu
KP-3 ODS. Ilocne crapenus B Teuenune 1000 g Tim
KJIaCTepOB HE M3MEHMIICS, 4 MX XapaKTePUCTUKU CO-
CTaBWJIV: CPENHUI pa3Mep ~ 4 HM 1 0ObeMHasI TUIOT-
HocTb ~ 37%10% m~3 B Eurofer ODS, pasmep ~ 4 HM 1
00BbeMHas rIoTHOCTh 15X 102 M3 B ctanu 10Cr ODS,
¥ pa3Mmep ~ 3 HM 1 00beMHasI INIOTHOCTD 62X 1022 M3
B ctanu KP-3 ODS.

CpaBHeHHME IIOJIYYEHHBIX OAHHBIX IIOCIIE Tep-
MHYECKOTO CTapeHUSI C TAHHBIMU IS MCXOTHOTO
COCTOSIHMSI JEMOHCTPUPYET BO BCEX CTaJsIX POCT
00BEMHOI IUIOTHOCTM KJacTepoB (IIpU COXpaHe-
HUM WV POCTE MX CPEIHEro pasMepa) Ipu crape-
Huu B TeyeHue 500 4, COOTBETCTBYIOLLUMI CTaguu
3apOoXIeHUS KJIacTepoB. B To Bpems Kak mocJie cra-
penns B TeueHne 1000 4 o6HapykeHO YMEHBIIICHNE
00BEMHOI1 IIJIOTHOCTH, YTO COOTBETCTBYET CTaauM

DOU3NKA METAJIJIOB U METAJILTIOBEAEHME

KoajecueHIuu. JlaHHbIE 3aKOHOMEPHOCTU TaKKe
MOATBEPKAAIOTCS aHAJM30M M3MEHEHMST KOHIICH-
TpaluK XUMUIECKUX DJIEMEHTOB B MaTPHIIC.

HN3meHeHne OOBEMHOM TIUIOTHOCTH, CPETHUX
pasMepoB M XMMHYECKOTO COCTaBa KJIACTEpPOB, a
TaK:Ke MaTPUIILI YKa3bIBaeT Ha CYIIECTBEHHOE B3a-
WMOJIENCTBUE KIACTEPOB C Ipyroi (ha3oii B yCI0BU-
X TepMudeckoro crapenust mpu 650°C go 1000 u. B
poiu 3Toii a3kl MOTYT BBICTYIIaTh OKCUIHBIC Ya-
CTHUIIHI.

PaGota BbInosIHEHA TP (PUHAHCOBOM MOAAEPXK-
ke Poccuiickoit @enepanuu B iniie MUHKCTEPCTBA
HayKu U BbIciiero oopazoBaHusi P® (CornaieHue
Ne 075—15-2021—1352). Tomorpaduueckuii aToM-
HO-30HJOBBII aHaJIU3 BHIIIOJIHEH Ha 000pYI0BaHUM
LenTtpa xomnektuBHOro mnojb3oBaHuss KAMUKC
(http://kamiks.itep.ru/) HULI “KypuatoBckuit nH-
CTUTYT”.

ABTOpHI Onarogapat gokropa I1. Baragumupona
n3 Muctutyra Texnonoruii Kapncpys (I'epmanus),
npodeccopa A. Kumypy mn3 Yuusepcutera Kuo-
to (Smmonmns) n gokropa T.K. Kum n3 Kopeiickoro
HCCJIEI0BATEIbCKOI0 MHCTUTYTAa aTOMHOI SHEPIUu
(Pecnnyonmmka Kopest) 3a mpegocTaBiaeHHBIE 00pa3-
bl J1YO craneii.
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ATOMIC PROBE TOMOGRAPHY STUDY OF THE EFFECT
OF THERMAL AGING ON THE NANOSTRUCTURE OF OXIDE
DISPERSION-STRENGTHENED STEELS
S. V. Rogozhkin® % *, A.V. Klauz"2, A. A. Khalyavina'-2, A. A. Bogachev"?2, O. A. Raznitsyn"?,
A. A. Nikitin"2, A. A. Lukyanchuk!?, A. S. Shutov"2, and A. G. Zaluzhnyi'-?

"National Research Center “Kurchatov Institute”, Moscow, 123182 Russia
2National Research Nuclear University “MEPhI”, Moscow, 115409 Russia
*e-mail: Sergey. Rogozhkin@itep.ru; SVRogozhkin @mephi.ru

In the present work, the effect of thermal aging on the nanostructure of three oxide dispersion-strength-
ened steels with different alloying systems: Eurofer ODS, 10Cr ODS and KP-3 ODS was investigated by
atom probe tomography. The investigated steels were aged at 650°C for 500 and 1000 h. Nanoscale clusters
enriched in Y, O and Cr, as well as in V, Ti and Al depending on the alloying system of the steel were
found in all states. Investigation of the changes in the nanostructure of steels after thermal aging for 500 h
showed a significant increase in the number density of clusters in all steels, while after 1000 h aging their
number density decreased in Eurofer ODS and 10Cr ODS, or remained at the same level in KP-3 ODS.
At 500 h, the retention (10Cr ODS, KP-3 ODS) or increase (Eurofer ODS) of the average cluster size was
also observed, while at 1000 h the average size was stable in Eurofer ODS and 10Cr ODS, or experienced a
slight decrease in KP-3 ODS. Analysis of the nanostructure change showed first an increase in the number
density of clusters (while maintaining or increasing the average size) in all steels during aging up to 500 h,
corresponding to the nucleation stage of new clusters. After aging for 1000 h, a decrease in number density
was found, corresponding to the maturation stage. These tendencies are also confirmed by analyzing the
changes in the concentration of chemical elements in the matrix.

Keywords: clusters, atom probe tomography, oxide dispersion-strengthened steel, thermal aging
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